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IIpoBeneHO SKCIIEpMMEHTAIBHOE HCCIICOBaHME TEMIIepaTypHOH 3aBUCHMOCTH HAMarHWYeHHOCTH M (ha3oBOIO
cocraBa coemuHeHus1 ErgssHopssFe; B KpynmHOKpUCTaUIMUECKOM, MUKPOKPUCTAJUIMYECKOM M CyOMHKpPOKpHCTAI-
JIT9ECKOM cocTossHUAX. OOHAPYKEHO, 4TO IIPU HarpeBe B BaKyyMe MUKPOCKPHUCTaJUIMYECKOrO MOPOIIKA € Pa3sMepoM
KkpuctaumroB ~ lum mpum 500K HaumHaeTcsi ero pacmaj Ha YHCTOE JKEJIe30, OKCHABI M HUTPHIB BXOMSAIINX
B COCTaB COEMHEHHs] PEIKO3EMEJIbHBIX 3j1eMeHTOB. Takue n3MeHeHust a30BOro cocTaBa MUKPOKPHUCTATUIMYECKOTO
MOPOIIKA IPH OTKUTE TOATBEPKICHB PEHTI€HOCTPYKTYPHBIMA HCCIIeNOBaHUAMU. [1pyn HarpeBe cyOMHKpOKpHCTAsI-
JITIECKOro 00pasiia MPOUCXOAAT TOJIBKO YaCTUYHBIC N3MeHeHus (azoBoro cocraBa. Pa3oBblif COCTAB KPYIMHOTO KPH-
crayuia pasmepoMm ~ 1 mm mpu Harpese 10 1080 K ne msmensercs. [lokasaHo, 4To TemmneparypHasi yCTOMIUBOCTb
coenuHenus Erg4sHog ssFe, 3aBucut ot pasmepa kpucrauimra.

Pabota nonnep:xkana rpantamu Poccuiickoro ¢onna ¢pynnamentanbubix ucciaenoBanmii Ne 00-02-17723 u ,,Beny-

mas Hay4Has mkosa“ Ne 00-15-99093.

IIpn mccenoBaHMM MAarHUTHBIX CBOMCTB CYOMHMKPOKPH-
craumieckux (CMK) cmmaBos Fe-Nd-B, mosydyeHHbIX
KpUCTajuI3aLueil ObICTPO 3aKaJIeHHBIX aMOP(QHBLIX JICHT,
ObL7I0 OOHAPYXEHO BBIJIEJICHUE YUCTOrO XkeJjle3a B Ipolecce
omkura odpasma [1,2]. dasoBast HeCcTaGHIBHOCTD B CJIOMKHBIX
coeUHEHUAX HaOyofanach U B Jpyrux paborax. Tak,
Hanpumep, B [3,4] ObUIO MOKAa3aHO MpPEBpAIEHHE OKCHIOB
BBICHICHT BQJICHTHOCTH B OKCHABl HH3LICH BaJICHTHOCTH,
a TaKKe BOCCTaHOBJICHHE OKCHIOB [0 YHMCTOTO MeTaJlia
B IIpollecCe OT)KUra B BaKyyMe€ MUKPOKPUCTAJIIIMYECKUX
(MK) moporukos. B [5] ommceiBaetcst (asoBoe pacciioeHme
npu 00paboTKe MOPOIIKOB CIUIABOB B INAPOBON MEJIbHHUIIE.
B atix paborax (a3oByio HECTaOUIIBHOCTb OOBSICHAIOT BJIH-
SHAEM HMHTEHCHBHOW IUTACTHYECKOU NeopMalvi Ha KpU-
CTaJUIMYECKYIO CTPYKTYypy. Torna HenoHsATHO, IOUeMy Takoe
e sBJIeHMe HalJIofaeTcssi B IIpoliecce OTKUra obpasua
¢ CMK-cTpykTypoii, 00pa30BaHHOI NPH KpUCTAILIU3AIIH
aMop(HOro CIUIaBa.

C 1enblo NOJTyYeHUs JOMOJHUTEIBHBIX CBefeHuil o ¢a-
30BOi1 HECTAOWJIBHOCTH B CJIOXKHBIX COCIMHEHUSX HAMH
IPOBOAMWIUCh MCCJICAOBAHUSA TEMIIEPaTypHOU 3aBUCHMO-
CTH HAaMarHMYEHHOCTH M ()pa30BOr0 COCTaBa COCAUHEHHMS
Erg4sHop ssFe; B kpymnokpucrasumueckom (KK), MK-
u CMK-cocrosiansax. Betbop obwvekTa mccienoBanusi ooyc-
JIOBJICH TE€M, YTO 3TO COEIUHEHue sBjdercd (eppumMar-
HUTHBIM M B €ro cocTaBe umeercs xeneso. [lo aroit
NpUYMHE TeMIepaTypHas 3aBUCHMOCTb HAMAarHUYEHHOCTH B
JOaHHOM CJIy4ae MOXKET CJIY)KUTb BBICOKOIYBCTBHUTEJIbHBIM
WHINKATOPOM M3MEHEHHs (ha3oBOro cocraBa odpaslia.

1. MeToguka akcnepumeHTa

O6pazen ¢ KK-cTtpykTypoit B ¢opme mapasuiesienuiena
C MaKCHMaJIbHBIM pa3MepoM 1 mm OBIT BBIpE3aH M3 CIIUT-
ka Erp4sHogssFey. MK-cocTosiHme W3-3a Ype3BBIMAHON
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XPYIKOCTH BBIOPaHHOIO MaTepuasa ObLIO IOJIyYEHO €ro
M3MeJIbUCHHEM B aratoBoil cTymke. Bo m30exaHme OKuc-
JICHUs] U3MeJIbYEHHE MOpPOIIKAa IPOBOAWIOCH B 3THJIOBOM
crupre. Ilopomok ¢ pa3sMepoM dacTull OKoJIo ~ 1um
OBLJT BBIEJICH CeIMMEHTalMOHHBIM MeTonoM. Pasmep vacTuiy
MOPOIIKA OIPEeesIsUICs Ha PaCTPOBOM JIEKTPOHHOM MHKPO-
ckonie JSM-840. O6pasisr ¢ CMK-cTpykTypoii ObitH 1modTy-
YeHbl METOIOM HMHTEHCHBHOH IIaCTHYECKOil aedopmarmun
Ha HakoBaJbHSIX bpumikmena mon masieauneMm 10 GPa mpm
KOMHAaTHOU TeMIeparype.

TemmeparypHasi 3aBUCHMOCTh HaMarHMYEHHOCTH oOpas-
[IOB 3alMCHIBaJlach Ha BaKyyMHBIX aBTOMAaTHYCCKHX Mar-
HUTHBIX Becax [6] B umHTepBane Temmeparyp oT 80 mo
1080 K. ®a30Bblit aHAIN3 00pa3LioB MPOBOAMIICS Ha aBTOMa-
THU3UPOBAHHOM PEHTIeHOBCKOM mudpakromerpe JJPOH-3M
C KOMIIBIOTEPHO# 00paboTKOI pe3ysIbTaToB.

Muxpoctpykrypa CMK-00pasna uccienoBaiach Ha Ipo-
CBEUMBAIOIIEM 3JIEKTPOHHOM MuKpockone JEM 2000EX.

2. 3KCI18pI/IMEHTaJ1beIe pe3ynbTartbl

Ha puc. 1 mpuBenena kpuBasi TeMIepaTypHOH 3aBHCH-
moct HamarHmueHHoctH o (T) KK-o6pasia. Kak BuaHo,
HarpeBaHue oOpasia MPHUBOOUT K OBICTPOMY YMEHBIICHHIO
HaMarHMYeHHOCTH, KoTopast pu 570 K craHoBHTCSI paBHOIA
Hymo. OTIMYATEeIbHON 0COOCHHOCTBIO JTaHHOM KPUBOU SIB-
JIIeTCsl TO, YTO Iepexof OT (eppUMArHUTHOTO COCTOSIHHS
B IapaMarHuTHOe mpoucxonuT pesko. Kpusbie o (T), 3amu-
CaHHbIC [TPH HAI'PEBaHUH U OXJIAKJICHUN 00pasiia, IpaKTHie-
CKHU COBIIAJIAIOT, YTO MOATBEPKAAET CTA0MIBHOCTD (ha30BOr0O
cocraBa KK-o6pasna Brutots 10 1080 K.

TemriepaTypHasi 3aBUCHMOCTh HamaramdeHHocTH o (T )
MK-obpasma mpencrasieHa Ha puc. 2. Ha stom pucyHke
3apucumoctb o (T ), MOJTydeHHasl NP HarpeBaHUu oOpasua
(kpuBast 1), CyIIECTBEHHO OTJIMYAETCSI OT COOTBETCTBYIOLICH
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Puc. 1. TemmneparypHasi 3aBucumocTb HamarHudeHHoctn KK-
oOpasua.
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Puc. 2. TemmeparypHasi 3aBHCMMOCTh HamarHmueHHoctn MK-
MOPOIIKA.

kpuBoit KK-o6pasua (puc. 1). CHavama HaMarHUY9eHHOCTb,
kak u B ciaydae KK-obOpasma, ¢ yBenmueHreM TeMIepaTypbl
yMeHbIIaercst, ogHako mocyie S00K oHa, He mocTHrHYB
Hyns, HaunHaeT pactd. [Ipm 830 K HamaramueHHOCTH TIpO-
XOomuT 4Yepe3 MakcuMyM # Tosibko mipu 1033 K cranoBuTCs
paBHoi Hyimo. [pyroit ocobenHoctbio 3aBucumoctu o (T )
MK-obpasma siBisieTcsi TO, YTO XOA KPHBOH 2, 3amHcaH-
HOIl NpM OXJIaXKICHWH 0O0pasia, 3HAYUTESIBHO OTJIMYAeTCS
OT XOia KpUBOW [, TOJYYCHHOHl MpPU €ro HarpeBaHWH.
Ilpudem kpuBas 2 mo (opMe CTAHOBHUTCS IOXOXEH Ha
TEMIIEPaTyPHYIO 3aBHCHMOCTb HAMarHW4YeHHOCTH HachIIe-
Hust 4ucThix 3d-¢peppomarnetnkoB. Kpome Ttoro, Touka
Kiopn, ompenesieHHass METOIOM SKCTPAIONALMN Hambosee
KPYTOr'0 y4acTKa KPHUBOi 2 Ha OCh TEMIIEPATyp, COBMAIACT
¢ TabJMYHBIM 3HA4YCHHEM TeMmieparypsl Kiopu dmcroro
AxKeesa.

Kpueeie o (T) mst CMK-cocTostHust CTPYKTYPBI, 3aIliCaH-
Hble TpH HarpeBaHWM M OCTBIBAHMM OOpasiia, MpPUBEICHBI
Ha puc. 3. KpuBas I, cooTBercTByIOIIasi HarpeBaHUIO 00-
pasua, u B aToM ciydae o 600K coBmamaer ¢ xpuBoi
HarpeBa KK-oOpasma. Ilpu Gomee BbicOKmMX TeMmeparypax
HaMarHMYeHHOCTh 00pasia HaunHaeT pacty, mpu 950 K ona
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nocturaeT MakcumyMa u nipu 1033 K ymenbliraercs 1o HyJ1s.
B mannoM ciydae poct HamaramdeHHocTd nocie 600 K He
CTOJIb 3HAYMTEJICH, Kak Ha puc. 2. Kpusas 2 (oxiaxueHue)
HE COBMajaeT C KpuBOX 2 Ha puc. 2: OHA COCTOUT U3
AByX y4acTkoB. HuskoTeMmmepaTypHas 4acTh MPaKTHYCCKH
noBropsier o (T), 3ammcaHHyI0 MpPH HarpeBaHHH 00pasiia,
a BBICOKOTEMIIepaTypHasi 4acTh moxoka Ha o (T) 9MCTBIX
3d-heppoMarneTukoB.
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Puc. 3. TemmneparypHasi 3aBucuMocTh HamaramdeHHoctH CMK-
oOpasna.
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Puc. 4. PenrrenoBckas mudpakrorpamma MK-mopomka o (a)
n nocye (b) varpesa go 1080 K.
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Puc. 5. DsextpoHHO-MHKpOCKommueckoe wuzobpaxenne CMK-
CTPYKTYPBI UCCTIElyeMOTO COCIMHEHHSI.

Ha puc. 4,a mpencraBiieHa pPEHTICHOBCKas HHA(PAKTO-
rpaMMa HOpOIIKa cpasy IMocje momoiyia. Bce MakcHMyMsl
Iu(paKTOrpaMMbl COOTBETCTBYIOT OCHOBHOW (haze coemu-
Henust Erg45Hog ssFe;. Ha mudpakrorpamme toro xe mo-
pouika, oroxoxenHoro npu 1080 K (puc. 4, b), nosiBisiercst
MHOXXECTBO HOIOJHUTEIBHBIX MUKOB. VneHTndukamms ¢as,
MPOBEJICHHAsI MO YIJIOBOMY MOJIOXKCHHIO JTOTIOJTHUTEITbHBIX
MaKCUMYyMOB, TIOKa3bIBacT, YTO B MpoIlecCce HarpeBa Io-
POIIKa HCCJISAYEMOro COSIMHEHHs OOpa3oBaJICh YHCTOE
xKeJie30 M (a3l pasMyuHBIX COSIMHEHHWH pPEeIKO3eMENbHBIX
(P3) merautoB. Ha puc. 4,b [IONOSTHUTE/TbHBIE MAaKCHU-
MyMBI COOTBETCTBYIOT cCiemylomuM ¢asam: juHun 2,6,15,
16, 19—21 — coequnennsamu Ho,O,, Er,O3, nuanm 3, 16,
21 — ErO,, muamm 2, 6, 15, 16, 19-21 — Ho;Nj3,
ek 4, 9 — HoN, muuuu 10, 16, 19, 20 — Fey4N,
a9 — HoFeg, muamm 3, 9, 19, 20 — EryFeys,
mvanm 14, 16 — Fe.

DJIEKTPOHHO-MHUKPOCKOITMYESCKII aHAIN3 TOKa3al, 9YTO
crpykrypa CMK-o06pasnia cocTouT W3 KpPUCTAJUIUTOB CO
cpenanM pasmepom Meree 100 nm (puc. 5). Ipanuiml Kpu-
CTaJUINTOB YETKO HE BBIABJIAIOTCH, BHYTPH KPUCTAJLTUTOB
BHIHBI STYCHKHU pasMepoM mopsiaka 10 nm.

3. O6cyxpeHune pesynbraToB

W3 npuBeneHHBIX 3KCIEPUMEHTAJIBHBIX PE3YJIbTaTOB BUM-
HO, YTO TeMIIepaTypHble 3aBUCUMOCTH HaMarHW4E€HHOCTU
00pa3noB B pasHBIX CTPYKTYPHBIX COCTOSIHHSIX CYIIECTBEH-

HO pa3iuyaloTcsi. B dvactHocTtn, mpm HarpeBanmu MK-
n CMK-o6pasuos Beime 500 K mx HamMarHMYeHHOCTb BO3-
pacTaeT U MPOXOOUT Yepe3 MakcuMyM. Takoil pocT HaMarHu-
YEHHOCTH JIOJDKEH OBITb CBSI3aH C BBIJEJICHHEM HOBOMH dep-
poMarHuTHON (as3pl ¢ OOJBIIMM 3HAUYEHWEM TOUYKHM Kiopwm.
Anamu3 xoma kpuBoit ¢ (T), 3alMCaHHON HPH OCTHIBAHHU
MK-o0pa3iia ¥ COOTBETCTBYIOIIEH BBIIEIUBIICHC (ase,
yKa3plBaeT Ha TO, YTO OHA COCTOMT M3 YUCTOrO JKeJiesa,
MIOTOMY YTO TeMIIepaTypa MCYe3HOBCHUS] HAMarHIYEHHOCTH
obpasia coBnazaer ¢ Toukoil Kiopu xenesa.

1 TOATBEpKAEHHS 3TOrO BBHIBOAA, IOJIYYCHHOIO Ha
OCHOBAaHMM MArHUTHBIX M3MEPEHHi, ObLIM IOIOIHHUTESIBHO
MIPOBENIEHBl PEeHTIeHorpadudeckue uccyienoBanus (pa3oBoro
cocraBa MK-obpasma. Kak ykaspiBasioch BbIIE, TU(paKTO-
rpaMMa Ha pUC. 4,a COOTBETCTBYET OCHOBHOII (ha3e cIUIaBa
Erg.45sHog ssFe,. CrnenoBaTesibHO, B Ipoliecce IOMoOJa U3-
MHeHHsI (a30BOro cocTaBa MCCIICAYEMOIro COSOMHEHHs He
MIPOUCXOMAT.

Ha pudpakrorpamme oToMOKeHHOro nopomika (puc. 4.b)
XOpOIIO BHAHBI MAaKCUMYMBI, COOTBETCTBYIOIINE HOBBIM (a-
3am. CriemyeT OTMETUTh, YTO Ha 93TOH AudpaxTorpamme
UMEIOTCS TaKKe MaKCHMYMBI OCHOBHOHU (a3bl, B TO BpeMs
KaK Ha KpUBOHM TeMmmepaTypHOU 3aBUCUMOCTH HaMarHUYeH-
HOCTH, IIOJIy4eHHOIl B Ipouecce oxJaxnaeHus MK-obpasua
ot 1080 K, ocraTkoB oCHOBHOI1 (ha3bl HeT. Jle10 B TOM, 4TO
VIS IIPOBEJICHUs] PeHTreHorpa(uueckux UCCIeOBaHuil Tpe-
OyeTcs TOCTaTOYHO MHOT'O BEIEeCTBa, W IO 3TOW MPUYMHE
oOpaser] ObUT U3TOTOBJICH U3 BCETO0 M3MEIBYCHHOTO MOPOII-
Ka, He Pas/leJICHHOT0 Ha (ppaKL1u ¢ pa3IMuHbIMU pa3MepaMu
vacTull. [TosToMy mpu Harpese o0pasiia, IperHa3HAYEeHHOTO
IVl PEHTTCHOBCKUX U3MEPEHHM, paclajl COeNUHEHHs IIpo-
UCXOIUT B MEJIKMX KPHUCTaJUTUTaX MOPOIIKa, a B KPYIHBIX
coxpansieTcsi ocHOBHas ¢a3a. C Ipyroil CTOPOHEI, HAJIMYKE
MaKCIMYMOB OCHOBHOH (a3bl Ha IudpakTorpamMMme ymoOHO
TEM, YTO, BO-TIEPBBIX, OHH SIBJISIOTCS] PEIIEPHBIMH TOYKaAMH
1, BO-BTOPBIX, HAIJISITHO TIOKa3bIBAIOT, YTO B O0JIee KPYITHBIX
YaCTHIAX pacliafa COCHMHEHUS He MPOUCXOIUT.

Ecnu MarHUTHBIE U3MEpEeHUs MMO3BOIIIN 3a(HKCHPOBATh
npu HarpeBannd MK-oOpasna BBIIEIEHHE TOJIBKO YHUCTOTO
A&KeJsle3a, TO peHTreHorpaduIecKuil aHaIu3 MoKasasl HajIundue
u apyrux (as, obpasymomuxcs B Ipolecce pacnaja.

BosnukaeTt Bompoc: mouemy npu HarpeBannd MK-ob6pasia
BoigenisieTcs: Fe? TmaTenbHBI aHATN3 pEHTTEHOBCKOM TH-
¢pakrorpammel otoxckeHHOro MK-oOpasma mokasan, 4ro
I(pPaKIMOHHBIE MaKCUMYMBI, KOTOpBIE IOSBUAJIMCH IOCTIC
OTXWIa, COOTBETCTBYIOT OKCH/IaM M HHUTPH/IaM Pa3JIMIHBIX
BasieHTHOCTed Ho 1 Er, BXoAgsmux B COCTaB UCCIEAYEMOrO
coenunenus. CienoBaTesibHO, aroMbl P3-MeTtansioB B mpe-
IelaX MUKPOKPHCTAJUINTa OOJIAdaloT IMOBBILCHHON aKTHB-
HOCTBIO U [103TOMY B3aUMOJIEIICTBYIOT C OCTaTOYHBIM Ia3oM
(HarpeB ocymecTssica B BakyyMe 1.33 - 1072 Pa). Onnoit
U3 TIPUYMH TaKoil aKTUBHOCTH, IO-BUOUMOMY, SIBJISAETCS TO,
yro MK-mopomok o0jagaeT pa3sBUTON MOBEPXHOCTHIO, U
MOATOMY KOHTAKT C OCTaTOYHBIM I'a30M IPHBOAUT K HH-
TEHCHBHOMY B3auMopeiicTBuI0 P3-MeTaioB ¢ kuciopogom
n azoroM. OHAKO TPU TeX K€ YCJIOBHUSIX U3MEPEHHST TaKUX
B3anmorneiicteuii B KK-o0pasie e Habmonaercst.
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C nesnblo MPOBEPKU BJIMSIHUS pasMepa KpHCTaJUIMTa Ha
aKTUBHOCTh P3-aToMOB Hamm OBUIO MPOBEACHO MOHOOHOE
uccienoBarne Ha obpasue ¢ CMK-crpykrypoii. [Tockombky
nocJsie 00pabOTKU MaTepHasla Ha HaKOBaJIbHAX bpumxmMeHna
HOJTy4aeTcss MOHOJIMTHBIA oOpasel], IJIOIanb OBEPXHOCTU
€ro CONPHUKOCHOBEHHSI C OCTATOYHBIM I'a30M IMPaKTHYCCKH
takag ke, kak u y KK-oOpasma. Tem He ™menee mpu
HarpeBarnu KK-obpasma no 1070 K me Oputo 0OHapyxeHO
CJIENIOB OKHUCIIEHHS (TOYHOCTh M3MEPEHHST HAMATHUYEHHOCTH
Obuta He xyxe 1%), a narpee CMK-o0pasia npu Tex xe
YCJIOBUSIX COIPOBOXKIACTCS PACIIAIOM HCCIIELYyEMOr0 COeIH-
HEHHs C BBIIEJICHHEM 3HAYHUTESIbHOTO KOJIMYECTBA YHUCTOTO
xKeJiesa.

W3 npuBeieHHBIX Ha puC. 2 M 3 pe3yJIbTaToOB CIIAYET, YTO
B CMK-o0pasue B omymmure or MK-nopomka mccienyemoe
COE[MHEHNE paclajaeTcss He IOJHOCTbIo. JlaHHBIA (akT
MOKa3blBaeT pOJIb CBOOOOHOW MOBEPXHOCTH B Mpolecce
B3aMMOICHCTBUS C OCTATOYHBIM ra3oM. YacTU4HBIN XKe pac-
nmag CMK-o0pasia momkeH ObITh BBI3BaH OCOOCHHOCTSMU
CcaMoil CTPYKTYpHI, MOCKOJIBKY TakKasi CTPYKTypa XapakTe-
pHU3yeTcsl 3HAYUTESIbHOH OOBEMHOIl J10JIell I'paHull MEXIy
KPUCTAJUTUTAMHU U BBICOKOI IUTOTHOCTBIO iedexToB (puc. 5).
Ussectro [7], uto koadpdumment nuddysnn mo rpaHumam
B HaHOKPUCTAJUTMIECKMX MaTepHrajiaXx Ha HECKOJIbKO MOpPS-
k0B npesblmaerT ko3pourment mudpdysun B KK-matepua-
nax. [To-BumMMoMy, IMEHHO 3TO OOCTOSITEJILCTBO MPUBOIUT
K oOserdenuo auysun aToMoB KUCJIOpPOAa U a30Ta B
CMK-ob6pasen u k obpasoBaHuIo coenuHeHni P3-MeTanio
1 Kejie3a ¢ aTOMaMH 9THX [a30B.

Takum o0Opa3soMm, MpPOBEICHHBIE HCCICHOBAHHSA IOKa-
3bIBAIOT, YTO TEMIIEpaTypHasi YCTOMYMBOCTb COCTUHCHHS
Erg.45Hog s5Fe, 3aBucuT OoT pasmepa KpucTajuiuTa.
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